1-pyrenemethanethiol (11)
Compound 10 (145.2 mg, 0.5 mmol) was suspended to 6% NaOH aq. (10 mL) and stirred at 43 o C for 1 h under Ar in dark. After cooled to room temperature, resulting mixture was acidified with 1 N HCl aq. (20 mL) and extracted with CHCl3 (15 mL x 3). The organic layer was washed with H2O (15 mL x 2) and dried over anhydrous MgSO4. The crude product was purified by column chromatography on the silica gel with Hex:EtOAc = 10:1 as eluent give compound 11 as yellow solid (quantitative yield).
1 H-NMR (600 MHz, CDCl3) δ 8.33 (d, J = 8.9 Hz, 1H), 8.13-8.22 (m, 4H), 7.96-8.07 (m, 4H) , 4.49 (d, J = 7.6 Hz, 2H), 1.99 (t, J = 6.9 Hz, 1H) 13 C-NMR (151 MHz, CDCl3) δ 134. 63, 131.30, 130.82, 130.80, 127.97, 127.40, 127.32, 126.77, 126.07, 125.33, 125.24, 125.05, 122.84, 27 .00 33, 170.17, 170.08, 169.20, 163.45, 150.43, 135.20, 134.64, 132.05, 131.99, 131.91, 131.26, 131.15, 130.76, 130.68, 128.76, 128.72, 128.49, 128.42, 127.77, 127.67, 127.62, 127.44, 127.33, 127.29, 127.24, 126.17, 125.99, 125.42, 125.19, 125.11, 125.05, 124.61, 124.55, 124.50, 123.18, 123.09, 123.00, 110.95, 74.78, 74.17, 73.77, 73.63, 68.77, 68.58, 64.83, 63.09, 62.84, 62.42, 60.97, 38.87, 36.13, 35.21, 34.87, 34.78, 34.44, 32.88, 28.40, 27.19, 26.61, 20.88, 20.82, 20.75, 20.65, 20.58, 12.57, 12.50, 12.43 Resulting mixture was added saturated NH4Cl aq. and extracted with CH2Cl2 (5 mL x 3). The organic layer was dried over anhydrous Na2SO4 and concentrated in vacuo.
Resulting crude was dissolved in CH2Cl2 (5 mL 53, 172.13, 170.68, 170.53, 163.95, 158.58, 158.44, 153.18, 153.05, 150.49, 144.35, 143.82, 139.64, 135.47, 135.42, 135.34, 134.89, 134.83, 131.11, 130.74, 130.70, 129.86, 129.81, 129.78, 128.73, 128.61, 127.99, 127.84, 127.78, 127.73, 127.61, 127.31, 127.25, 127.18, 127.02, 126.87, 126.03, 125.92, 125.22, 125.15, 125.06, 124.65, 124.56, 124.49, 123.10, 113.27, 113.13, 108.74, 105.57, 105.49, 87.18, 86.63, 76.43, 74.98, 73.45, 69.46, 69.21, 65.97, 64.32, 55.11, 55.05, 35.01, 34.62, 31.86, 30.25, 29.66, 29.60, 29.55, 29.36, 29.32, 29.27, 27.58, 26.28, 26.04, 22.63, 14.07, 12.48, 33, 171.76, 170.70, 170.14, 169.87, 168.61, 163.80, 153.23, 139.59, 135.56, 131.24, 131.02, 130.74, 128.81, 127.77, 127.36, 126.08, 125.32, 124.59, 123.07, 110.64, 105.64, 75.46, 73.53, 69.29, 67.62, 60.56, 53.41, 38.65, 34.78, 34.30, 31.91, 30.29, 29.71, 29.64, 29.41, 29.35, 28.32, 27.27, 26.08, 22.67, 14.10, 12 56, 157.93, 153.27, 139.76, 135.25, 132.93, 128.79, 128.01, 127.77, 127.33, 126.13, 125.37, 124.62, 123.14, 105.71, 73.56, 69.34, 45.43, 31.93, 30.33, 29.73, 29.67, 29.44, 29.38, 26.12, 22.70, 14.13, 8.51 HRMS ( 331 170.172 170.076 169.195 163.451 150.429 132.055 128.416 127.670 127.622 127.335 127.287 127.239 125.994 125.190 124.548 123.093 110.952 77.211 77.000 76.789 74.779 74.166 73.773 73.630 68.766 64.830 63.088 62.839 62.418 60.972 38.873 34.775 34.440 28.398 27.192 26.608 20.882 20.825 20.748 12.571 12.504 12.428 Compound 3 
